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The effect of rapid high‑intensity 
light‑curing on micromechanical 
properties of bulk‑fill 
and conventional resin composites
Matej Par1,2*, Danijela Marovic2, Thomas Attin1, Zrinka Tarle2 & Tobias T. Tauböck1
Rapid high‑intensity light‑curing of dental resin composites is attractive from a clinical standpoint 
due to the prospect of time‑savings. This study compared the effect of high‑intensity (3 s with 3,440 
mW/cm2) and conventional (10 s with 1,340 mW/cm2) light‑curing on micromechanical properties 
of conventional and bulk‑fill resin composites, including two composites specifically designed for 
high‑intensity curing. Composite specimens were prepared in clinically realistic layer thicknesses. 
Microhardness (MH) was measured on the top and bottom surfaces of composite specimens 24 h after 
light‑curing (initial MH), and after subsequent immersion for 24 h in absolute ethanol (ethanol MH). 
Bottom/top ratio for initial MH was calculated as a measure of depth‑dependent curing effectiveness, 
whereas ethanol/initial MH ratio was calculated as a measure of crosslinking density. High‑intensity 
light‑curing showed a complex material‑dependent effect on micromechanical properties. Most of 
the sculptable composites showed no effect of the curing protocol on initial MH, whereas flowable 
composites showed 11–48% lower initial MH for high‑intensity curing. Ethanol/initial MH ratios 
were improved by high‑intensity curing in flowable composites (up to 30%) but diminished in 
sculptable composites (up to 15%). Due to its mixed effect on MH and crosslinking density in flowable 
composites, high‑intensity curing should be used with caution in clinical work.
The development of materials and techniques in adhesive dentistry follows a continuous trend toward sim-
plification of restorative procedures, as highlighted by the evolution of bulk-fill resin  composites1–3, universal 
 adhesives4, and high-intensity light-curing  units5. The benefits made possible by these advancements reach 
beyond mere improvements in the cost-effectiveness of the restorative treatment, as simplified procedures also 
reduce the risk of iatrogenic  errors6.
The evolution of light-curing protocols has been following the technological improvements of light-curing 
devices, which generally involved increasing radiant exitance and narrowing the emission spectrum to the useful 
wavelength  range7. The approach of shortening exposure time by increasing radiant exitance has raised justi-
fied concerns related to polymerization shrinkage stress, which motivated investigations on various modulated 
light-curing protocols as a potential means for minimizing shrinkage stress and its detrimental  consequences8. 
Although laboratory studies have demonstrated convincing evidence for shrinkage stress reduction attained 
by using various modulated light-curing  protocols9–11, their benefits were less clear in the clinical  setting12,13. 
Due to the lack of evidence for clinical benefits, modulated light-curing protocols could not become generally 
accepted, whereas clinical practices are dominated by continuous light-curing protocols with radiant exitances 
of about 1,000 mW/cm214.
In the course of the development of light-curing units, the term “high-intensity” has acquired an ambigu-
ous meaning. During the last two decades, radiant exitances of LED curing units have gradually increased for 
a whole order of  magnitude14, leading to the corresponding adjustments to the meaning of “high-intensity” in 
the literature. In the 1990s, the radiant exitances of 100–200 mW/cm2 were common for early LED curing units, 
leading to light-curing protocols of 450 mW/cm2 being regarded as “high-intensity”15,16. During the 2000s, the 
range of radiant exitances associated with the term “high-intensity” shifted to 1,000–2,000 mW/cm217–20. As 
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radiant exitances of 1,000–2,000 mW/cm2 have nowadays become commonplace, the term “high-intensity” is 
currently being used to denote values over 2,000 mW/cm221,22. The described evolution of terminology refers 
mainly to LED curing units, which have dominated both the dental market and practice during the last decade. 
Another type of high-performance curing units, namely plasma-arc curing units, with radiant exitances reach-
ing up to 7,500 mW/cm211,23,24 have also been present during that time, but never became widely accepted by 
dental practitioners.
Changing the parameters of light-curing is related to two main concerns: (I) on curing effectiveness through-
out the composite  increment19, and (II) on possible differences in the crosslinking density of the polymeric 
network resulting from different radiant  exitances18. The depth-dependent curing effectiveness is commonly 
evaluated by comparing microhardness (MH) or degree of conversion between the top and bottom specimen 
 surfaces25, whereas crosslinking density is usually indirectly evaluated through ethanol softening, i.e. the MH 
decrease caused by immersion in  ethanol26. Whereas the effect of modulated light-curing protocols on MH and 
crosslinking density of resin composites has been studied  extensively27–32, the effect of high-intensity continuous 
curing (above 3,000 mW/cm2) on MH and crosslinking density of contemporary bulk-fill composites has not 
been investigated up to date.
The aim of this study was to compare the effect of a high-intensity and a conventional curing protocol on 
MH values measured 24 h post-cure, bottom/top MH ratio, and MH decrease due to ethanol softening for con-
ventional and bulk-fill composites, including two bulk-fill composites specifically designed for high-intensity 
(sometimes regarded as “ultra-fast”5,33) light-curing. The null hypotheses assumed that the aforementioned 
properties would not be affected by (I) curing protocol, and (II) composite material.
Materials and methods
Composite materials and light‑curing protocols. Seven resin composites were investigated in order to 
include materials representative for different material classes, i.e. conventional, bulk-fill, sculptable, and flowable 
composites (Table 1). Two of the investigated materials (Tetric PowerFill and Tetric PowerFlow) are specifically 
designed for high-intensity light-curing. The schematic overview of the study design is shown in Fig. 1.
Two light-curing protocols were investigated: the protocol designated as “3-s” involved light-curing for 3 s 
with a radiant exitance of 3,440 mW/cm2 (radiant exposure = 10.3 J/cm2), whereas the protocol designated as 
“conventional” involved light-curing for 10 s with a radiant exitance of 1,340 mW/cm2 (radiant exposure = 13.4 J/
cm2). Light-curing was performed using a violet-blue LED curing unit (Bluephase PowerCure, Ivoclar Vivadent, 
Schaan, Liechtenstein; emission wavelength range: 390–500 nm). The radiant exitance values were measured 
and periodically verified using a calibrated and NIST-referenced UV–Vis spectrophotometer system (MARC; 
BlueLight Analytics, Halifax, Canada).
Composite specimen preparation. Cylindrical composite specimens (diameter = 6  mm, height = 2 or 
4 mm for conventional and bulk-fill composites, respectively) were prepared by casting uncured composites in 
custom-made polyoxymethylene (POM) moulds, covering the mould openings with Mylar foil, and flattening 
Table 1.  Resin composites investigated in this study. Bis-GMA bisphenol-A-glycidyldimethacrylate, 
UDMA urethane dimethacrylate, Bis-EMA ethoxylated bisphenol-A-dimethacrylate, DDDMA 1, 
12-dodecanediol dimethacrylate, AFM addition fragmentation monomer, DCP tricyclodecane-
dimethanol dimethacrylate, AFCT addition-fragmentation chain transfer, CQ camphorquinone, TPO 
2,4,6-trimethylbenzoyldiphenylphosphine oxide.
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the specimen surfaces using glass  plates34. The composite cylinders were irradiated from one side according to 
the curing protocols described above. The irradiated side was denoted as “top”, whereas the opposite side was 
denoted as “bottom”. The distal tip of the curing unit light guide was positioned directly above the specimen; 
therefore, radiant exitance from the curing unit can be considered to be equal to irradiance received by the top 
specimen surface. The composite specimens were stored dry in the dark at 37 °C for 24 h, in order to complete 
the post-cure  reaction35. Subsequently, both top and bottom specimen surfaces were wet-ground for 3 min using 
P4000 silicon carbide (SiC) paper at low speed (30 rpm) to avoid artificially increasing the extent of polymeriza-
tion due to  heating36. After grinding, the top and bottom specimen surfaces were polished using an 0.05-micron 
aluminium oxide suspension (MasterPrep; Buehler, Lake Bluff, IL, USA) and polishing cloth (MasterTex; Bue-
hler) for 3 min at 60 rpm. Eight composite specimens per experimental group were prepared (n = 8).
Microhardness measurements. Knoop MH was measured after the above-described preparation proce-
dure and after individual specimen storage for 24 h in 5 mL of absolute ethanol (Merck, Darmstadt, Germany) 
in the dark at 37 °C. Measurements were performed on the top and bottom specimen surfaces using a digital 
hardness tester (model no. 1600–6106; Buehler). Indentations were made under a load of 100 g and a dwell time 
of 20 s at random positions around the centre of the specimen. The indentations were evaluated within 2 min 
after preparation, with a resolution of 0.015 µm. Per each specimen surface, five replicate indentations were per-
formed and their mean values were treated as a statistical unit. This approach was used to minimize the effect of 
the heterogeneity of MH and crosslinking density across the specimen  surface37. The bottom/top ratio for initial 
MH values was calculated as a measure of depth-dependent curing  effectiveness38. The ratio between MH meas-
ured after ethanol softening and initial MH was calculated as a measure of crosslinking  density39.
Statistical analysis. Normality of distribution and homogeneity of variances were checked using Levene’s 
and Shapiro–Wilk’s tests, respectively. A two-way ANOVA with partial eta-squared statistics was performed to 
evaluate the effect of the factors “material” and “curing protocol” on the following outcome variables: initial MH, 
bottom/top MH ratio, and ethanol/initial MH ratio. The mean values of the aforementioned outcome variables 
were compared among the combinations of factors “material” and “curing protocol” using one-way ANOVA 
with Tukey’s adjustment for multiple comparisons. Pearson’s correlation analysis was used to investigate the 
relationship between the composite’s filler content as a predictor variable, and initial MH and ethanol/initial MH 
ratios as outcome variables. The statistical analysis was performed using SPSS (version 20, IBM, Armonk, NY, 
USA) at an overall level of significance of α = 0.05.
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Figure 1.  Schematic representation of the study design.
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Results
Partial eta-squared values, as a measure of the relative effect size for the factors “material” and “curing protocol” 
on initial MH, bottom/top MH ratio, and ethanol/initial MH ratio are shown in Table 2. Both factors, as well as 
their interactions, had a significant effect on all of the outcome variables. The factor “material” showed a higher 
effect size compared to “curing protocol” for all outcome variables. For the outcome variables that were analysed 
separately for the top and the bottom specimen surface, i.e. initial MH and ethanol/initial MH ratio, a higher 
effect size of the factor “curing protocol” was identified for the bottom compared to the top specimen surface.
Initial MH values measured on the top and bottom specimen surfaces are shown in Fig. 2. The MH values 
(KHN) ranged between 12.0–47.3 for the flowable composites, and 44.9–64.6 for the sculptable composites. In the 
group of flowable composites, the 3-s curing resulted in 11–35% lower top MH values and 33–48% lower bottom 
MH values compared to the conventional curing. On the other hand, in the group of sculptable composites, a 
significant effect of the curing protocol was identified only for the MH values measured on the bottom speci-
men surface of CER, for which the 3-s curing resulted in 12% lower MH compared to the conventional curing. 
The remaining three sculptable composites (FIL, TECBF, and PFL) showed no effect of the curing protocol on 
their MH values.
In Fig. 3, initial MH values measured on the top specimen surface are plotted as a function of filler content. 
Significant positive correlations were identified between MH values and filler weight percentage, with Pearson’s 
correlation coefficients of 0.79 and 0.94 for the 3-s and the conventional curing, respectively. A comparatively 
weaker association was identified between MH and filler volume percentage, as a significant correlation was 
obtained only for the conventional curing, with a correlation coefficient of 0.86.
Figure 4 shows bottom/top ratios for initial MH values. Except for TEF, all of the investigated composites 
reached or surpassed the 80% bottom/top MH threshold. The bottom/top MH ratios ranged between 43.9–89.4% 
for the 3-s curing and 75.3–96.9% for the conventional curing. TECBF and PFL showed no significant effect of 
the curing protocol on the bottom/top MH ratio, whereas TEF, XB, PFW, CER, and FIL showed significantly 
lower bottom/top MH ratios for the 3-s compared to the conventional curing.
Figure 5 shows the ratios of MH values measured after ethanol immersion and initial MH values, separately 
for the top and bottom specimen surfaces. On top specimen surfaces, the MH values after ethanol softening 
ranged between 28.2–74.2% for the 3-s curing and 37.4–74.3% for the conventional curing. On bottom speci-
men surfaces, ethanol/initial MH ratios ranged between 41.0–83.8% for the 3-s curing and 37.1–76.8% for the 
conventional curing. In the group of flowable composites, the 3-s curing produced significantly higher ethanol/
initial MH ratios compared to the conventional curing, except for TEF at the top specimen surface. In the group 
of sculptable composites, the 3-s curing produced significantly lower ethanol/initial MH ratios compared to the 
conventional curing, except for CER at the bottom specimen surface.
Table 2.  Partial eta-squared values describing relative effect size of factors “material”, “curing protocol”, and 
their interactions on initial microhardness, bottom/top ratio of initial microhardness, and ethanol/initial 
microhardness ratio.
Initial microhardness
Bottom/top ratio for initial 
microhardness
Ethanol/initial microhardness ratio
Top surface Bottom surface Top surface Bottom surface




Material  < 0.001 0.981  < 0.001 0.971  < 0.001 0.952  < 0.001 0.982  < 0.001 0.982
Curing protocol  < 0.001 0.648  < 0.001 0.718  < 0.001 0.767  < 0.001 0.285  < 0.001 0.403



































































Figure 2.  Initial microhardness (mean values ± standard deviation). Same letters denote statistically 
homogeneous groups within each material.
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Table 3 shows the results of Pearson’s analysis for the correlation of the composite’s filler content and ethanol/
initial MH ratios. Significant positive correlations were identified mostly for the conventional curing protocol, 
whereas the 3-s curing protocol yielded a significant correlation only for ethanol/initial MH ratios measured on 
the top specimen surface and filler load expressed in vol%.
Discussion
This study investigated the effect of a high-intensity (“3-s”) and a conventional curing protocol on micromechani-
cal properties (MH), depth-dependent curing effectiveness (bottom/top MH ratio), and crosslinking density 
(ethanol/initial MH ratio) of bulk-fill and conventional composites. As the evaluated properties were significantly 
affected by different curing protocols and composite materials, both null hypotheses were rejected.
The analysis of relative influences of the factors “material” and “curing protocol” shows that the factor “mate-
rial” was more influential for all of the outcome variables (initial MH, bottom/top MH ratio, and ethanol/initial 
MH ratio), whereas significant interactions between the factors “material” and “curing protocol” show that the 
effect of the curing protocol was inconsistent among materials. These results indicate that differences in material 
composition were a more important source of variability in mechanical  properties40,41 than the curing protocol, 
and that the effect of changing curing parameters was material-dependent42. It should be noted that due to the 
attenuation of curing light on its way through the composite  specimen43,44, the effect size of the curing protocol 
was higher on the bottom specimen surface compared to the top surface. This indicates that the influence of 
curing parameters on MH and ethanol softening can be expected to increase as the distance from the irradiated 
surface is increased. The potential issues arising from uneven distribution of curing light across the light guide 
tip were avoided by using a curing unit that features a built-in light homogenizer. The homogeneous distribu-
tion of light intensity and wavelengths has been described in the manufacturer’s publications and additionally 
confirmed in a preliminary test in which the same light profiles were obtained on randomly selected parts of 
the light guide tip.
Since the material composition was identified as the most influential factor for all outcome variables, Pear-
son’s correlation analysis was performed in order to explore the relationship between the top surface MH values 
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Figure 3.  Plots of initial microhardness measured on top specimen surface vs. filler content (left: weight 
percentage; right: volume percentage) and results of Pearson correlation analysis. Error bars represent ± 1 














































Figure 4.  Bottom/top ratios for initial microhardness (mean values ± standard deviation). Same letters denote 
statistically homogeneous groups. Dashed red line denotes the 80% bottom/top MH threshold.
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and the material characteristic that is expectedly the primary determinant for mechanical properties, i.e. filler 
 content39,41. High correlations for both weight and volume percentages (R = 0.94 and 0.86, respectively) were 
identified for the conventional curing. However, the 3-s curing yielded a comparatively lower R-value (0.79) 
for filler weight percentage, and a non-significant correlation result for filler volume percentage. The weaker 
correlation for the 3-s curing reflects the fact that the variability introduced by the material-dependent effect of 
high-intensity curing on the polymer network structure diminished the relative influence of the filler content for 
determining the composite’s MH. This was especially pronounced in two flowable composites (PFW and XB), 
for which the scatterplots of initial MH vs. filler content indicate the highest deviations from the correlation line, 
as well as the highest MH differences between the curing protocols.
The flowable composites demonstrated a notably different effect of the high-intensity curing on the initial 
MH values compared to the sculptable composites. Whereas only one out of four sculptable composites showed 
a modest reduction in MH resulting from the 3-s curing compared to the conventional curing (CER on the bot-
tom surface, 12% reduction), a more extensive MH reduction (11–48%) was observed for all of the investigated 
flowable composites, regardless of the specimen surface. These results can be explained by a higher susceptibility 
of flowable composites to bimolecular termination that occurs when a large number of free radicals are present 
simultaneously due to a high initiation  rate45. Differences in the mobility of reactive species resulting from dif-
ferent viscosities of reaction medium have been considered responsible for the commonly reported finding that 
polymerization effectiveness tends to be more diminished by the high-intensity light-curing in flowable than in 
sculptable  composites46,47. The effects of this phenomenon were identified in all flowable composites investigated 
in our study, including the composite specifically designed for high-intensity light curing (PFW), which had its 














































































































Figure 5.  Ratio of microhardness measured after ethanol immersion and initial microhardness (mean 
values ± standard deviation). Same letters denote statistically homogeneous groups within a specimen surface.
Table 3.  Pearson’s R values for correlations of filler content and ethanol/initial microhardness ratio (p-values 




3-s curing Conventional curing 3-s curing Conventional curing
Filler content
Weight % N. S 0.79 (0.036) N. S N. S
Volume % 0.85 (0.015) 0.89 (0.007) N. S 0.84 (0.019)
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Besides the above-described effect of bimolecular termination, the lower MH in the flowable composites 
resulting from the 3-s compared to the conventional curing could have been caused by its correspondingly lower 
radiant exposure (10.3 vs. 13.4 J/cm2). These values correspond to the clinically used radiant exposures result-
ing from the pre-defined settings of the curing unit. However, considering the fact that most of the sculptable 
composites showed statistically similar MH values on both specimen surfaces regardless of the curing protocol, 
and a notable contrast in behaviour between the sculptable and flowable composites, a higher rate of bimolecular 
termination in the latter group appears a more likely explanation for the lower MH values produced by the 3-s 
curing.
On the other hand, lower radiant exposure of the 3-s curing protocol could be the probable cause for signifi-
cantly lower bottom/top MH ratios attained by the 3-s curing compared to the conventional curing in all com-
posites except TECBF and PFL. According to the commonly accepted criterion of bottom/top MH ratios above 
80% indicating acceptable polymerization throughout a composite  layer19,38, suboptimal curing effectiveness 
was identified only for TEF, with bottom/top MH ratios of 44% for the 3-s curing and 75% for the conventional 
curing. Except TEF, all of the investigated composites showed sufficient curing effectiveness regardless of the 
curing protocol. However, these results of a sufficient cure throughout the manufacturer recommended layer 
thickness must be considered together with the fact that MH values measured on both the top and bottom speci-
men surfaces of flowable composites were significantly lower for the 3-s curing compared to the conventional 
curing. If observed outside the context of absolute MH values, the favourable bottom/top MH ratios may give 
an overly positive impression about the performance of the flowable composites cured with the 3-s protocol, as 
this parameter does not capture the considerable negative effect of high-intensity curing on absolute MH values.
In addition to the effect of high-intensity curing on initial MH values being dependent on composite viscos-
ity, the effect of high-intensity curing on ethanol softening also differed between the flowable and sculptable 
composites. Compared to the conventional curing, the ethanol/initial MH ratio was improved by the 3-s curing 
for the flowable composites but diminished for the sculptable composites. This pattern of composite viscosity-
dependent response to high-intensity curing appears dominant within both composite groups, despite two 
exceptions observed for the top surface of TEF (change in the opposite direction) and the bottom surface of 
CER specimens (no effect). Additionally, the influence of the curing protocol on ethanol/initial MH ratios was 
stronger for the flowable composites compared to the sculptable composites, with relative changes due the 3-s 
curing compared to the conventional curing amounting to (− 25)–(+ 30)% in the former group, and (− 5)–(+ 15)% 
in the latter group.
The finding that the flowable composites showed better resistance to ethanol softening when cured with the 
3-s compared to the conventional protocol indicates that the polymeric network formed under the conditions of 
high-intensity curing had improved crosslinking  density48, despite having diminished MH. Therefore, crosslink-
ing density and absolute MH values were not only affected independently by changing curing parameters but 
also in opposite directions. A similar observation that increasing the light-curing intensity leads to a diminished 
extent of polymerization but improved resistance to ethanol softening has been reported in a study in which a 
model unfilled resin (bisphenol-A-glycidyl dimethacrylate (Bis-GMA) and triethylene glycol dimethacrylate 
(TEGDMA) in a molar ratio of 1:1) was cured using radiant exitances in a range of 150–600 mW/cm228. Such a 
phenomenon can be attributed to a higher intensity of light-curing leading to a better crosslinking density which 
in turn impaired the mobility of reactive  species48, and together with the higher rate of bimolecular  termination45 
diminished the final extent of polymerization. In contrast, higher viscosity of the sculptable composites appar-
ently precluded this potential of high-intensity curing for improving crosslinking density and at the same time 
diminishing the extent of polymerization.
Whereas the effect of varying intensities of continuous light-curing protocols on ethanol softening has been 
previously demonstrated for a model unfilled  resin28, such an effect has not been reported for filled resin compos-
ites up to date. This is partly due to scarcity of studies on crosslinking density that investigated continuous curing 
protocols of varying intensities, as most of the studies on crosslinking density have been focused on comparisons 
of continuous against modulated curing  protocols18,26–32,49,50. In the available literature, the effect of light intensity 
in continuous curing protocols on ethanol softening has been investigated for only two sculptable  composites29,31, 
and the results showed no significant effect of variations in radiant exitance between 150–935 mW/cm229 and 
600–1,200 mW/cm231. In both of these studies, significant differences in ethanol softening were identified between 
continuous and modulated curing protocols, indicating that more radical modifications of curing protocols 
enabled revealing their effects on ethanol softening. It is, therefore, possible that radiant exitances of continuous 
curing protocols investigated in these studies were too low to produce a detectable effect on ethanol softening.
The wide range of ethanol/initial MH ratios obtained in this study is in agreement with a previous study on 
mechanical properties of 11 bulk-fill and conventional composites, which reported ethanol/initial MH ratios 
amounting to 19–90%39. In that study, most of the flowable bulk-fill composites showed significantly lower 
ethanol/initial MH ratios compared to the sculptable composites. However, a highly-filled conventional flow-
able composite in that study showed ethanol/initial MH ratios similar to those of sculptable bulk-fill compos-
ites, suggesting that filler content was a more important parameter for determining the resistance to ethanol 
softening than macroscopic material viscosity. In the present study, there was no clear distinction between the 
flowable and sculptable composites regarding their filler content (XB had a filler load comparable to sculptable 
composites). Consequently, there was no consistent pattern of ethanol/initial MH ratios being lower for flow-
able compared to sculptable composites. However, a significant correlation was found between filler content and 
ethanol/initial MH ratio. This correlation was better identifiable for filler content expressed as volume percentage 
than weight percentage, as the volume occupied by filler particles is a more direct indicator of the amount of 
polymer matrix available for ethanol softening. Additionally, the mentioned correlation was better identifiable 
for the conventional than for the 3-s curing, indicating that ethanol softening of polymeric networks produced 
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by the conventional curing is more directly governed by filler content, whereas in case of the 3-s curing the 
correlation between ethanol softening and filler content was weakened by the material-dependent response to 
high-intensity curing.
The effect of the curing protocol on all of the investigated properties (initial MH, bottom/top MH ratio, and 
ethanol/initial MH ratio) varied among different composites. The observed material-dependent influence of 
the curing protocol is in line with numerous literature reports on the effect of light-curing parameters affecting 
micromechanical properties of resin composites to various  extents18,27–30,32. However, there are also studies that 
did not identify the effect of light-curing parameters on micromechanical properties despite employing consid-
erably different curing protocols. For example, a study on MH and ethanol softening of commercial composites 
reported no differences between continuous and soft-start  curing49, whereas another study reported no effect 
of a wide range of continuous radiant exitances (0.05–700 mW/cm2) produced by UV–visible light sources 
(320–470 nm) in dynamic mechanical analysis of unfilled Bis-GMA/TEGDMA model  resins51. Additionally, in 
a series of studies that investigated the same unfilled model resins and curing protocols, the effect of continu-
ous light-curing (150–600 mW/cm2) on crosslinking density was identified by ethanol  softening28 but could 
not be detected by the evaluation of glass transition  temperature30. Such considerations highlight the fact that 
the outcomes of any investigation of the effect of curing parameters on micromechanical properties are highly 
dependent on the choice of materials and testing  procedures26,50, and thus conclusions drawn for specific materi-
als investigated under specific conditions cannot be generalized.
Two of the composites investigated in this study (PFW and PFL) were specifically designed for use with the 
3-s curing protocol. The investigated micromechanical properties for these composites were mostly within the 
ranges obtained for other investigated composites of the corresponding viscosity (flowable for PFW and sculpt-
able for PFL). Although PFL showed ethanol/initial MH ratios at the low-end of the values measured for sculpt-
able composites, its results were within the range obtained for TECBF. The basic components (resin, filler, and 
photoinitiator system) of PFL and TECBF are very similar, whereas PFL additionally contains a β-allyl sulfone 
addition-fragmentation chain transfer (AFCT)  agent5. Therefore, the low ethanol/initial MH ratios identified in 
PFL are more likely to result from its specific resin/filler/photoinitiator composition than from the effect of an 
AFCT agent on the formation of the polymer network. An AFCT agent with a different chemistry but similar 
function of reducing polymerization shrinkage stress is used in  FIL52. As FIL showed the results in the range of 
other sculptable composites, it appears that the AFCT agent did not affect micromechanical properties inves-
tigated in this study.
As the ethanol softening in this study occurred under much more aggressive conditions compared to the 
regular aging of composite restorations in the oral environment, the resulting MH changes do not represent the 
clinical course of material degradation. Instead, the accelerated softening was used as a standard method for 
indirect evaluation of relative differences in crosslinking density attained under different curing  conditions18,27–32.
Conclusions
The effect of high-intensity light-curing on micromechanical properties was markedly dependent on material 
composition. In flowable composites, high-intensity curing diminished microhardness (for up to 48%) while 
simultaneously improving crosslinking density (for up to 30%). In contrast, microhardness of sculptable com-
posites was practically unaffected, whereas crosslinking density was moderately reduced. Due to its complex 
material-dependent effect on micromechanical composite properties, high-intensity curing should be used with 
caution, especially for flowable composites.
Data availability
The datasets generated during and/or analysed during the current study are available from the corresponding 
author on reasonable request.
Received: 5 May 2020; Accepted: 11 June 2020
References
 1. Cidreira Boaro, L. C. et al. Clinical performance and chemical-physical properties of bulk fill composites resin: a systematic review 
and meta-analysis. Dent. Mater. 35, e249–e264 (2019).
 2. Tauböck, T. T. et al. Genotoxic potential of dental bulk-fill resin composites. Dent. Mater. 33, 788–795 (2017).
 3. Tauböck, T. T., Jäger, F. & Attin, T. Polymerization shrinkage and shrinkage force kinetics of high- and low-viscosity dimethacrylate- 
and ormocer-based bulk-fill resin composites. Odontology 107, 103–110 (2019).
 4. da Rosa, W. L., Piva, E. & da Silva, A. F. Bond strength of universal adhesives: A systematic review and meta-analysis. J. Dent. 43, 
765–776 (2015).
 5. Ilie, N. & Watts, D. C. Outcomes of ultra-fast (3 s) photo-cure in a RAFT-modified resin-composite. Dent. Mater. 36, 570–579 
(2020).
 6. Van Ende, A., De Munck, J., Lise, D. P. & Van Meerbeek, B. Bulk-fill composites: a review of the current literature. J. Adhes. Dent. 
19, 95–109 (2017).
 7. Price, R. B. The dental curing light. In Dental Composite Materials for Direct Restorations (ed. Miletic, V.) 43–62 (Springer Inter-
national Publishing, Berlin, 2018).
 8. Tauböck, T. T. et al. Effect of modulated photo-activation on polymerization shrinkage behavior of dental restorative resin com-
posites. Eur. J. Oral Sci. 122, 293–302 (2014).
 9. Ilie, N., Jelen, E. & Hickel, R. Is the soft-start polymerisation concept still relevant for modern curing units?. Clin. Oral Investig. 
15, 21–29 (2011).




Scientific RepoRtS |        (2020) 10:10560  | https://doi.org/10.1038/s41598-020-67641-y
www.nature.com/scientificreports/
 11. Hofmann, N., Denner, W., Hugo, B. & Klaiber, B. The influence of plasma arc vs. halogen standard or soft-start irradiation on 
polymerization shrinkage kinetics of polymer matrix composites. J. Dent. 31, 383–393 (2003).
 12. Schneider, L. F. J., Cavalcante, L. M. & Silikas, N. Shrinkage stresses generated during resin-composite applications: A review. J. 
Dent. Biomech. 2010, 131630 (2010).
 13. Charton, C., Colon, P. & Pla, F. Shrinkage stress in light-cured composite resins: Influence of material and photoactivation mode. 
Dent. Mater. 23, 911–920 (2007).
 14. Jandt, K. D. & Mills, R. W. A brief history of LED photopolymerization. Dent. Mater. 29, 605–617 (2013).
 15. Unterbrink, G. L. & Muessner, R. Influence of light intensity on two restorative systems. J. Dent. 23, 183–189 (1995).
 16. Mehl, A., Hickel, R. & Kunzelmann, K.-H. Physical properties and gap formation of light-cured composites with and without 
softstart-polymerization. J. Dent. 25, 321–330 (1997).
 17. Rahiotis, C., Patsouri, K., Silikas, N. & Kakaboura, A. Curing efficiency of high-intensity light-emitting diode (LED) devices. J. 
Oral Sci. 52, 187–195 (2010).
 18. Yap, A. U. J., Soh, M. S., Han, T. T. S. & Siow, K. S. Influence of curing lights and modes on cross-link density of dental composites. 
Oper. Dent. 29, 410–415 (2004).
 19. Price, R. B. T., Felix, C. A. & Andreou, P. Knoop hardness of ten resin composites irradiated with high-power LED and quartz-
tungsten-halogen lights. Biomaterials 26, 2631–2641 (2005).
 20. Rueggeberg, F. A., Ergle, J. W. & Mettenburg, D. J. Polymerization depths of contemporary light-curing units using microhardness. 
J. Esthet. Restor. Dent. 12, 340–349 (2000).
 21. Daugherty, M. M. et al. Effect of high-intensity curing lights on the polymerization of bulk-fill composites. Dent. Mater. 34, 
1531–1541 (2018).
 22. Scotti, N. et al. New-generation curing units and short irradiation time: the degree of conversion of microhybrid composite resin. 
Quintessence Int. Berl. Ger. 1985(42), e89-95 (2011).
 23. AlQahtani, M. et al. Effect of high irradiance on depth of cure of a conventional and a bulk fill resin-based composite. Oper. Dent. 
40, 662–672 (2015).
 24. Selig, D. et al. Examining exposure reciprocity in a resin based composite using high irradiance levels and real-time degree of 
conversion values. Dent. Mater. 31, 583–593 (2015).
 25. Tarle, Z. et al. Influence of irradiation time on subsurface degree of conversion and microhardness of high-viscosity bulk-fill resin 
composites. Clin. Oral Investig. 19, 831–840 (2015).
 26. Schneider, L. et al. Cross-link density evaluation through softening tests: Effect of ethanol concentration. Dent. Mater. 24, 199–203 
(2008).
 27. Asmussen, E. & Peutzfeld, A. Influence of pulse-delay curing on softening of polymer structures. J. Dent. Res. 80, 1570–1573 (2001).
 28. Benetti, A. R. et al. Softening and elution of monomers in ethanol. Dent. Mater. 25, 1007–1013 (2009).
 29. Brandt, W. C., de Moraes, R. R., Correr-Sobrinho, L., Sinhoreti, M. A. C. & Consani, S. Effect of different photo-activation methods 
on push out force, hardness and cross-link density of resin composite restorations. Dent. Mater. 24, 846–850 (2008).
 30. Dewaele, M. et al. Influence of curing protocol on selected properties of light-curing polymers: Degree of conversion, volume 
contraction, elastic modulus, and glass transition temperature. Dent. Mater. 25, 1576–1584 (2009).
 31. Feitosa, V. P. et al. Effects of different photo-polymerization protocols on resin–dentine μTBS, mechanical properties and cross-link 
density of a nano-filled resin composite. J. Dent. 40, 802–809 (2012).
 32. Soh, M. S. & Yap, A. U. J. Influence of curing modes on crosslink density in polymer structures. J. Dent. 32, 321–326 (2004).
 33. Randolph, L. D. et al. Ultra-fast light-curing resin composite with increased conversion and reduced monomer elution. Dent. 
Mater. 30, 594–604 (2014).
 34. Odermatt, R. et al. Bioactivity and physico-chemical properties of dental composites functionalized with nano- vs. micro-sized 
bioactive glass. J. Clin. Med. 9, 772 (2020).
 35. Par, M., Gamulin, O., Marovic, D., Klaric, E. & Tarle, Z. Raman spectroscopic assessment of degree of conversion of bulk-fill resin 
composites – changes at 24 hours post cure. Oper. Dent. 40, E92–E101 (2015).
 36. Par, M., Spanovic, N., Tauböck, T. T., Attin, T. & Tarle, Z. Degree of conversion of experimental resin composites containing bioac-
tive glass 45S5: the effect of post-cure heating. Sci. Rep. 9, 17245 (2019).
 37. Al-Zain, A. O., Eckert, G. J., Lukic, H., Megremis, S. J. & Platt, J. A. Degree of conversion and cross-link density within a resin-
matrix composite. J. Biomed. Mater. Res. B Appl. Biomater. 106, 1496–1504 (2018).
 38. Bucuta, S. & Ilie, N. Light transmittance and micro-mechanical properties of bulk fill vs. conventional resin based composites. 
Clin. Oral Investig. 18, 1991–2000 (2014).
 39. Leprince, J. G. et al. Physico-mechanical characteristics of commercially available bulk-fill composites. J. Dent. 42, 993–1000 (2014).
 40. Ilie, N., Keßler, A. & Durner, J. Influence of various irradiation processes on the mechanical properties and polymerisation kinetics 
of bulk-fill resin based composites. J. Dent. 41, 695–702 (2013).
 41. Ilie, N. & Hickel, R. Investigations on mechanical behaviour of dental composites. Clin. Oral Investig. 13, 427–438 (2009).
 42. Par, M. et al. The effects of extended curing time and radiant energy on microhardness and temperature rise of conventional and 
bulk-fill resin composites. Clin. Oral Investig. 23, 3777–3788 (2019).
 43. Par, M., Repusic, I., Skenderovic, H. & Tarle, Z. Wavelength-dependent light transmittance in resin composites: practical implica-
tions for curing units with different emission spectra. Clin. Oral Investig. 23, 4399–4409 (2019).
 44. Dieckmann, P., Mohn, D., Zehnder, M., Attin, T. & Tauböck, T. T. Light transmittance and polymerization of bulk-fill composite 
materials doped with bioactive micro-fillers. Materials 12, 4087 (2019).
 45. Feng, L. & Suh, B. I. Exposure reciprocity law in photopolymerization of multi-functional acrylates and methacrylates. Macromol. 
Chem. Phys. 208, 295–306 (2007).
 46. Leprince, J. G. et al. Photoinitiator type and applicability of exposure reciprocity law in filled and unfilled photoactive resins. Dent. 
Mater. 27, 157–164 (2011).
 47. Hadis, M. et al. High irradiance curing and anomalies of exposure reciprocity law in resin-based materials. J. Dent. 39, 549–557 
(2011).
 48. Andrzejewska, E. Photopolymerization kinetics of multifunctional monomers. Prog. Polym. Sci. 26, 605–665 (2001).
 49. Cavalcante, L. M., Schneider, L. F. J., Silikas, N. & Watts, D. C. Surface integrity of solvent-challenged ormocer-matrix composite. 
Dent. Mater. 27, 173–179 (2011).
 50. de Moraes, R. R., Schneider, L. F. J., Correr-Sobrinho, L., Consani, S. & Sinhoreti, M. A. C. Influence of ethanol concentration on 
softening tests for cross-link density evaluation of dental composites. Mater. Res. 10, 79–81 (2007).
 51. Lovell, L. G., Lu, H., Elliott, J. E., Stansbury, J. W. & Bowman, C. N. The effect of cure rate on the mechanical properties of dental 
resins. Dent. Mater. 17, 504–511 (2001).
 52. Ilie, N. Sufficiency of curing in high-viscosity bulk-fill resin composites with enhanced opacity. Clin. Oral Investig. 23, 747–755 
(2019).
Acknowledgments
The authors are grateful to the company Ivoclar Vivadent (Schaan, Liechtenstein) for donation of the curing unit 
and composite materials. Matej Par’s research stay at University of Zurich was funded by a grant of the Swiss 
10
Vol:.(1234567890)
Scientific RepoRtS |        (2020) 10:10560  | https://doi.org/10.1038/s41598-020-67641-y
www.nature.com/scientificreports/
Federal Department of Economic Affairs, Education and Research (2019.0221). This study was supported by the 
Croatian Science Foundation (Project IP-2019-04-6183, Biomimetic intelligent composite systems).
Author contributions
M.P. study conception, experimental design, performed experiments, data acquisition and interpretation, sta-
tistical analysis, wrote manuscript. D.M. study conception, experimental design, data interpretation, revised 
and approved final manuscript. T.A. study conception, experimental design, supervision, data interpretation, 
revised and approved final manuscript. Z.T. study conception, experimental design, supervision, data interpre-
tation, revised and approved final manuscript. T.T.T. study conception, experimental design, supervision, data 
interpretation, revised and approved final manuscript.
Competing interests 
The authors declare no competing interests.
Additional information
Correspondence and requests for materials should be addressed to M.P.
Reprints and permissions information is available at www.nature.com/reprints.
Publisher’s note Springer Nature remains neutral with regard to jurisdictional claims in published maps and 
institutional affiliations.
Open Access  This article is licensed under a Creative Commons Attribution 4.0 International 
License, which permits use, sharing, adaptation, distribution and reproduction in any medium or 
format, as long as you give appropriate credit to the original author(s) and the source, provide a link to the 
Creative Commons license, and indicate if changes were made. The images or other third party material in this 
article are included in the article’s Creative Commons license, unless indicated otherwise in a credit line to the 
material. If material is not included in the article’s Creative Commons license and your intended use is not 
permitted by statutory regulation or exceeds the permitted use, you will need to obtain permission directly from 
the copyright holder. To view a copy of this license, visit http://creat iveco mmons .org/licen ses/by/4.0/.
© The Author(s) 2020
